Key indicators: single-crystal X-ray study; T = 293 K; mean (C-C) = 0.004 Å; R factor = 0.058; wR factor = 0.172; data-to-parameter ratio = 17.8. organic compounds o3228 Dardouri et al.
The seven-membered ring of the title compound, C 15 H 11 ClN 2 O 2 , adopts a boat-shaped conformation (with the C atoms of the fused-ring as the stern and the methylene C atom as the prow). The N atoms exists in a trigonal-planar coordination; one of the acetylenic H atoms forms a C-HÁ Á ÁO hydrogen bond to the O atom of an adjacent molecule, generating a linear chain along a body diagonal.
Related literature
For the crystal structure of 1,5-dimethyl-1,5-benzodiazepin-2,4-dione, see: Mondieig et al. (2005) .
Experimental
Crystal data C 15 H 11 ClN 2 O 2 M r = 286.71 Monoclinic, P2 1 =n a = 10.7755 (3) Å b = 7.6580 (2) Å c = 16.7221 (5) Å = 103.621 (1) V = 1341.08 (7) Å 3 Z = 4 Mo K radiation = 0.29 mm À1 T = 293 K 0.42 Â 0.10 Â 0.08 mm
Data collection
Bruker X8 APEXII diffractometer Absorption correction: multi-scan (SADABS; Sheldrick, 1996) T min = 0.889, T max = 0.977 17112 measured reflections 3359 independent reflections 2679 reflections with I > 2(I) R int = 0.036 Refinement R[F 2 > 2(F 2 )] = 0.058 wR(F 2 ) = 0.172 S = 1.07 3359 reflections 189 parameters 2 restraints H atoms treated by a mixture of independent and constrained refinement Á max = 1.36 e Å À3 Á min = À0.55 e Å À3 Table 1 Hydrogen-bond geometry (Å , ).
Symmetry code: (i) x À 1 2 ; Ày À 1 2 ; z À 1 2 .
Data collection: APEX2 (Bruker, 2007) ; cell refinement: SAINT (Bruker, 2007) ; data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: X-SEED (Barbour, 2001) ; software used to prepare material for publication: publCIF (Westrip, 2010) . 7-Chloro-1,5-dipropargyl-1H-1,5-benzodiazepine-2,4(3H,5H)-dione R. Dardouri, Y. Kandri Rodi, N. Saffon, E. M. Essassi and S. W. Ng
Comment
We have reported the alkylation of 1,5-benzodiazepine-2,4-dione by alkylating agents in the presence of tetra-n-butylammonium bromide as catalyst (Mondieig et al., 2005) . In the present study, the amino H atoms are replaced by propargyl groups in the substituted 1,5-benzodiazepin-2,4-dione. The seven-membered ring of C 15 H 11 ClN 2 O 2 (Scheme I, Fig. 1 ) adopts a boat-shaped conformation (with the C atoms of the fused-ring as the stern and the methylene C atom as the prow).
The nitrogen atoms exists in a trigonal-planar coordination; one of the acetylenic H atoms forms a C-H···O hydrogen bond to the oxygen atom of an adjacent molecule to generate a linear chain (Fig. 2 ).
Experimental
To a solution of the 7-chloro-1,5-benzodiazepine-2,4-dione (0.5 g, 2.38 mmol) in DMF (15 ml) was added potassium carbonate (0.98 g, 7.14 mmol), propargyl bromide (0.45 ml, 5.24 mmol) and tetra-n-butylammonium bromide (0.007 g, 0.25 mmol). Stirring was continued under reflux and the reaction was monitored by thin layer chromatography. On completion of the reactin, the mixture was filtered and the solvent removed under reduced pressure. The residue was separated by chromatography on a column of silica gel with ethyl acetate-hexane (1:1) as eluent. Yellow crystals were isolated when the solvent was allowed to evaporate.
Refinement
Carbon-bound H-atoms were placed in calculated positions (C-H 0.93-0.97 Å) and were included in the refinement in the riding model approximation, with U(H) set to 1.2-1.5U eq (C). The final difference Fourier map had a peak in the vicinity of H4, and is 1.51 Å from C4. Attempts to treat this peak as a disorder component of the chlorine atom were unsuccessful. Furthermore, lowering to 2θ limit to 50 ° lead to a peak that has only 1 e Å -3 only. 
